C 17 H 11 NO 4 , monoclinic, P12 1 /n1 (no. 14), a = 11.324(2) Å, b = 8.587(2) Å, c = 13.942(3) Å, b = 102.08(3)°, V = 1325.7 Å 3 , Z = 4, R gt(F) = 0.056, wRref(F 2 ) = 0.136, T = 173 K.
Source of material
The reagents are purchased as indicated and used without further purification: phthalide (98 %, Alfa Aesar), N-(hydroxymethyl)-phthalimide (97 %, Alfa Aesar), sulfuric acid (98 %, Mallinckrodt), acetic acid (99.7 %, Mallinckrodt), ethanol (Mallinckrodt). Phthalide (27.79 g, 0.21 mol) and concentrated H 2SO4 (100 mL) were heated to 50°C with stirring. Solid N-(hydroxymethyl)phthalimide (41.83 g, 0.24 mol) was added portionwise over 30 min. The solution was stirred for 1 h at 50°C, and then heated to 105°C overnight. After removal of heat, the reaction mixture was cooled to room temperature, and slowly poured into ethanol/water (1:3, 1200 mL) with vigorous stirring. The product was collected by vacuum filtration, repeatedly washed with water to neutrality and air-dried to give a light-peach solid (24.17 g) containing (49 % molar ratio by NMR) the title product, 
